Key indicators: single-crystal X-ray study; T = 296 K; mean (C-C) = 0.004 Å; R factor = 0.051; wR factor = 0.139; data-to-parameter ratio = 14.6.
Comment
The oxolane moiety is an important heterocycle constituent in many bioactive natural products. New synthetic methodologies for 2,5-disubstituted oxolanes having an allenyl group, via Prins-type cyclization, has been subject of development since last decade (Shin et al., 2005) . Cohen and colleagues synthesized the polysubstituted oxolane by Prins-Pinacol reaction (Cohen et al., 2001) . 5-Exocyclic products, 2,3,5-trisustituted oxolanes, were synthesized from homopropargylic alcohols with alkynes and aldehydes (Chavre et al., 2006 (Chavre et al., , 2008 .
In the molecule of Fig. 1 , the oxolane ring adopts a twisted conformation on C5-O1. The dihedral angle between the chlorophenyl and cyclopentenyl rings is 31.03 (17)°.
Experimental
To a stirred solution of 1-(4-hydroxy-4-phenylbut-1-ynyl)cyclopentanol (0.31 mmol) and 4-Chlorobenzaldehyde (0.37 mmol) in dry diethyl ether (3.0 ml) was added slowly TMSOTf (0.93 mmol) for 10 min and stirred for 1 h at -78°C. The mixture was allowed to warm to room temperature slowly for 3 h. The mixture was stirred at room temperature for additional 1-2 h until the completion of reaction. The reaction mixture was quenched with saturated aqueous NaHCO 3 and diluted with 10 ml of diethyl ether. The organic solution was washed with water and brine, and the organic layer was dried over MgSO 4 , filtered, concentrated and purification by silica gel column chromatography to afford the title compound (54%) as a yellow crystal.
Refinement
All hydrogen atoms were positioned geometrically and refined using a riding model with C-H = 0.93-0.98 Å and Uiso(H) = 1.2 or 1.5 Ueq (C) . Rotating group model was applied for the methyl groups. Refinement. Refinement was performed using all reflections. The weighted R-factor (wR) and goodness of fit (S) are based on F 2 . Rfactor (gt) are based on F. The threshold expression of F 2 > 2.0 σ(F 2 ) is used only for calculating R-factor (gt).
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) (9) 0.0628 (7) 
Geometric parameters (Å, °)
Cl (1) 1.467 (4) 
